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In the title compound, Ci6H 17 BrN 2 0, the pyridine and 
benzene rings are almost coplanar [dihedral angle = 
1.3 (2)°]. An intramolecular O— H- ■ Br interaction forms an 
S(5) ring motif. 

Related literature 

For the anti-bacterial and anti-tumor activity of substituted 
salicylaldehyde derivatives, see: Jesmin et al. (2010); Pelttari et 
al. (2007) and for the biological activity of 2-aminopryidine 
derivatives, see: Hagmann et al. (2000). For related structures, 
see: Puthilibai et al. (2008); Phurat et al. (2010); Wang et 
a/.(2010). For the synthesis, see: Pannerselvam et al. (2005). 
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Experimental 

Crystal data 

C 16 H 17 BrN 2 0 
M r = 333.23 
Monoclinic, Cc 
a = 10.0241 (11) A 
b = 16.1355 (16) A 
c = 9.4308 (13) A 
P = 92.050 (6)° 




V = 1524.4 (3) A J 
Z = 4 

Mo Ka radiation 
IX = 2.69 mm -1 
T = 293 K 
0.2 x 0.2 x 0.2 mm 



Data collection 

Bruker SMART APEXII area- 
detector diffractometer 
6913 measured reflections 

Refinement 

R[F 2 > 2a(F 2 )] = 0.033 

wR(F 2 ) = 0.081 

5 = 0.98 

3051 reflections 

184 parameters 

2 restraints 



Table 1 

Hydrogen-bond geometry (A, °). 



3051 independent reflections 
2564 reflections with / > 2tr(/) 
R iM = 0.035 



H-atom parameters constrained 
Ap max = 0.50 e A~ 3 
Ap mi „ = -0.37 e A~ 3 
Absolute structure: Flack (1983), 

1147 Friedel pairs 
Flack parameter: 0.009 (9) 



D-H- - A 


D-H 


H- ■ A 


D-A 


D-H- - A 


Ol-Hl-Brl 


0.82 


2.46 


3.021 (3) 


127 



Data collection: APEX2 (Bruker, 2008); cell refinement: SAINT 
(Bruker, 2008); data reduction: SAINT; program(s) used to solve 
structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine 
structure: SHELXL97 (Sheldrick, 2008); molecular graphics: 
ORTEP-3 (Farrugia, 1997); software used to prepare material for 
publication: SHELXL97 and PLATON (Spek, 2009). 

The authors thank the TBI X-ray facility, CAS in Crystal- 
lography and Biophysics, University of Madras, India, for the 
data collection. 



Supplementary data and figures for this paper are available from the 
IUCr electronic archives (Reference: IM2341). 
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2-Bromo-4-tert-butyl-6-[(pyridin-2-ylimino)methyl] phenol 

V. Balasubramani, T. Vinuchakkaravarthy, S. Gopi, S. Narasimhan and D. Velmurugan 
Comment 

The crystal structure determination of the title compound was undertaken as a part of the synthesis, structure and properties 
of new class of substituted salicylaldehyde derivatives. 

In the crystal structure the pyridine ring and the substituted phenyl rings are essentially co-planar with a mean devi- 
ation of 0.0057A and 0.0053 A, respectively, from the least square planes of the corresponding constituent ring atoms. Un- 
like the other structures, the N(l) atom of the pyridine ring aligns with the plane of the other atoms contributing the ring 
(C12 — C13 — C14 — C15 — C16). The dihedral angle between pyridine ring and the phenyl ring is 1.3 (2)°. The Br(l) atom 
is almost co-planar with the phenyl ring (CI to C6) with a mean deviation of 0.025 (1)A. An intramolecular O(l) — H - Br(l) 
hydrogen bond forms a S(5) ring motif. Intramolecular C(7) — H— N(2) weak interaction is also observed in the structure. 

Experimental 

The synthesis of the title compound follows the modified method of Schiff s base prepartion described by Pannerselvam 
et al. (2005). The microwave-assisted condensation of 3-bromo-5-tert-btuyl-2-hydroxybenzaldehyde and 2-amino pyridine 
was carried out in a domestic oven, Samsung SMH9151BE. Equimolar concentrations of 3-bromo-5-tert-butyl-2-hydroxy 
benzaldehyde and 2-amino pyridine (3mmol each) were dissolved in anhydrous methanol (5mL) at ambient temperature 
in an 25mL Erlenmeyer flask. The mixture was subjected to microwave irradiation for an optimized time (8 mins) on the 
M-High setting (800W). It was then cooled and diluted with ice-cold water. The product yield was found to be 72% and 
the purity was checked using TLC. The compound was re-crystallized from methanol/water mixture at room temperature 
to yield single crystals. 

Refinement 

Hydrogen atoms were placed in calculated positions with C — H = 0.93A and refined using the riding model approximation 
with a fixed isotropic displacement parameter of (7j S0 (H) = 1.6 (7 eq (C). 

Figures 



Fig. 1. Molecular structure of the title compound, showing displacement ellipsoids drawn at 
the 30% probability level. H atoms are presented as a small spheres of arbitrary radius. 
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2-Bromo-4-ferf-butyl-6-[(pyridin-2-ylimino)methyl]phenol 



i 1*1 ; t* in i n n in 

yolLll LI Li I Li 




Ci6Hi 7 BrN 2 0 


F (000) = 680 


M r = 333.23 


Z> x = 1.452 MgnT 3 


Monoclinic, Cc 


Mo Ka radiation, X = 0.71073 A 


Hall symbol: C -2yc 


Cell parameters from 3053 reflections 


a = 10.0241 (11) A 


9 = 2.4-28.3° 


U JJJ ^» 


Li - 2.69 mm 


— n /line ^1 1\ A 
C — y.4JU5 (1 i) A 


1 — Zyi K 


R — 92 050 (6)° 




V= 1524.4 (3) A 


u.z x u.z x u.z mm 


Z= 4 




Data collection 




Bruker SMART APEXII area-detector 
diffractometer 


2564 reflections with / > 2o(I) 


Radiation source: fine-focus sealed tube 


R int = 0.035 


graphite 


©max = 28.3°, 9 m j n = 2.4° 


co and cp scans 


/; = -13^13 


69 1 3 measured reflections 


£ = -21^21 


305 1 independent reflections 


/= -12->12 



Refinement 
Refinement on F 2 
Least-squares matrix: full 
R[F 2 > 20CF 2 )] = 0.033 

wR(F 2 ) = 0.081 

5 = 0.98 
3051 reflections 
184 parameters 
2 restraints 

Primary atom site location: structure-invariant direct 
methods 

Special details 

Geometry. All esds (except the esd in the dihedral angle between two l.s. planes) are estimated using the full covariance matrix. The 
cell esds are taken into account individually in the estimation of esds in distances, angles and torsion angles; correlations between esds 
in cell parameters are only used when they are defined by crystal symmetry. An approximate (isotropic) treatment of cell esds is used 
for estimating esds involving l.s. planes. 



Secondary atom site location: difference Fourier map 

Hydrogen site location: inferred from neighbouring 
sites 

H-atom parameters constrained 

w = V[o 2 (F 2 ) + (0.0327/ 5 ) 2 ] 
where P = {F 2 + 2F 2 )I3 
(A/o) max = 0.001 

Apmax = 0.50 e A~ 3 

Ap m i„ = -0.37 e A~ 3 

Absolute structure: Flack (1983), 1147 Friedel pairs 
Flack parameter: 0.009 (9) 
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Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , convention- 
al R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > 2sigma(F 2 ) is used only for calculat- 
ing R-factors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F are statistically about twice 
as large as those based on F, and R- factors based on ALL data will be even larger. 

Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (A ) 
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Atomic displacement parameters (A 2 ) 
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n i 

-0.1 (5) 


P"7 PI pn pi 

C / — Cz — Cj — C4 


1 *7n o (i \ 
— 1 /y.o (3) 


PI PI P/1 PC 

Cz — Cj — C4 — Cj 


1.1 (5) 


PT PI P/1 P11 

Cz — C J — C4 — C 1 J 


1 *7n /i /i \ 
1 /y.4 (3) 


pi p/i pc p/: 
Cj — C4 — Cj — Co 


1 n sz\ 

-1.0 (5) 


P1 *5 p/i pc p/; 
C 1 J — C4 — Cj — Co 


1 *7n 1 
— 1 /y.l (3) 


A| pi p/T PC 

Ul — CI — Co — Cj 


1 TO T /"3\ 

— 1 /o.3 (3) 


pi p| p/r pc 
Cz CI tt) tJ 


1.4 (5) 


p.1 pi p/; r> „ i 

Ul — CI — Co — Brl 


1.6 (4) 


C2— CI— C6— Brl 


-178.7 (2) 


C4 — C5 — C6 — C 1 


-0.3 (5) 


C4— C5— C6— Brl 


179.8 (2) 


C3— C2— C7— Nl 


-179.1 (3) 


CI— C2— C7— Nl 


1.3 (5) 



"\ti rn un 
JN2 — CI 2 — hi 12 


1 1 "7 n 

ii /.y 


Cll — C12 — hll2 


I 1 "7 n 

I I /.y 


ClD — C13 — CI J 


1 no i pi\ 
1UO.J (i) 


ClO — C13 — C14 


1 no n i a \ 
lUO.y (4) 


ptr pi q A 
C 1 j — C 1 3 — C 14 


1 nn a ii \ 
ll)y.4 (3) 


fi/' piq /-I/I 
C 1 o — C 1 3 — C4 


111 C /'I \ 

111. J (j) 


| r pi n p /] 

C 1 -) — C 1 3 — C4 


1 1 n n ii \ 
11U.U { i) 


C 14 — C 1 3 — C4 


1 no o /"3\ 
lUo.O (i) 


C13 — C14 — hll4A 


1 nn c 

luy.j 


P| Q pi /| I I 1 ,1 T") 

C13 — C14 — hll4r> 


1 nn c 

luy.j 


TT1 A A PI /I I I 1 | T) 

hi 1 4A — C 1 4 — hi 1 4r> 


1 nn c 

iuy.j 


p 1 1 pi /| TJ1/1P 

C13 — C14 — hl!4C 


1 nn c 

iuy.j 


TJl /I A p| | I I 1 | / • 

hi 1 4A — C 1 4 — hi 1 4C 


1 nn c 

iuy.j 


I I 1 ,| I") p| y| TJ1/1P 

hi 1 4r> — C 1 4 — hi 1 4C 


1 nn c 

iuy.j 


p| 1 p|f IT] C A 

C 1 3 — C 1 J — rl 1 D A 


1 nn c 

iuy.j 


pi i pic 1 1 1 rn 

C 1 3 — C 1 J — rl 1 3d 


1 nn c 

iuy.j 


TJ1CA PIC I I l c D 

H 1 jA — C 1 D — H 1 jd 


1 nn c 

iuy.j 


P|1 pic | I 1 r/- 

C 1 3 — C 1 j — H 1 jC 


1 nn c 

iuy.j 


TJ1CA PIC II] CP 

H 1 jA — C 1 J — H 1 jC 


1 nn c 

iuy.j 


I I 1 c D P1C II] CP 

H 1 jd — C 1 J — H 1 jC 


1 nn c 

iuy.j 


pi 1 pi / Tji a a 
C 1 3 — C 1 o — H 1 oA 


1 nn c 

iuy.j 


PI 1 p|/- ] I | / n 

C 1 3 — C 1 o — H 1 or> 


1 nn c 

iuy.j 


U1£A p | tji <;d 

H 1 oA — C 1 o — H 1 or> 


1 no c 

iuy.j 


C13— C16— H16C 


109.5 


H16A— CI 6— H16C 


ioy.5 


H16B — C16 — H16C 


109.5 


C7 — Nl — C8 


120.9 (3) 


C8 — N2 — C12 


117 1 (4) 


CI — Ol — HI 


109.5 


"M^i po pn pin 

jn 2 — C8 — cy — C 1 U 


0.3 (6) 


\n po pn pin 

jn i — cs — cy — C 1 0 


i /y.3 (3) 


po pn pin P11 
cs — cy — C 1 U — C 1 1 


n n \ 
\).y [0) 


pn pin P11 pit 
cy — CIO — Cll — Clz 


-1.2 (6) 


pin pii pn "M^i 
CIO — Cll — Clz — JNz 


n c /'*7\ 

0.5 (7) 


pi P/i p 1 1 pit 
C J — C4 — C 1 J — C 1 o 


1 /D.l (4) 


PC P/1 P 1 1 pii 

Cj — C4 — C 1 J — C 1 0 


-6.8 (5) 


pi py] P 1 1 PIC 

C J — C4 — C 1 J — C 1 J 


r c n /c\ 


PC P/1 P 1 1 PIC 

Cj — C4 — C 1 J — C 1 J 


— l2o.y (3) 


pi pi p 1 1 p 1 A 

C J — C4 — C 1 J — C 1 4 


/; /i o (a \ 
— o4.o (4) 


PC P/1 P 1 1 P 1 A 

Cj — C4 — C 1 J — C 1 4 


in i 
113.3 (4) 


PT P"7 1VT1 PO 

C2 — C7 — N 1 — C8 


1 net o /i\ 

-179.8 (3) 


N2— C8— Nl— C7 


-3.3 (5) 


Cy— C8— Nl— C7 


177.7 (3) 


Cy— C8— N2— C12 


-1.0 (6) 


Nl— C8— N2— C12 


-180.0 (3) 


Cll— CI 2— N2— C8 


0.6 (6) 



sup-5 
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Hydrogen-bond geometry (A, °) 

D—H-A D — H H-A D-A D—H-A 

Ol— Hl-Brl 0.82 2.46 3.021 (3) 127 

C7— H7-N2 0.93 2.38 2.723 (5) 102 
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